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Orthorhombic, Pca2 1 
a = 8.6999 (2) A 
b = 14.1805 (3) A 
c = 9.1392 (3) A 
V = 1127.49 (5) A 3 

Data collection 

Oxford Diffraction Xcalibur Ruby 

Gemini diffractometer 
Absorption correction: multi-scan 

(CrysAlis PRO; Oxford 

Diffraction, 2010) 

Tna,, = 0.803, r max = 1.000 

Refinement 

R[F 2 > 2a(F 2 )] = 0.037 

wR(F 2 ) = 0.106 

S = 1.07 

1184 reflections 

147 parameters 



Cu Ka radiation 
p. = 0.62 mm -1 
T = 295 K 

0.47 x 0.35 x 0.20 mm 



1184 measured reflections 
1184 independent reflections 
1148 reflections with / > 2a(l) 
Ri„, = 0.020 



1 restraint 

H-atom parameters constrained 
Ap»ax = 0.14 e A~ 3 
Ap mi „ = -0.13 e A -3 



Received 26 April 201 1 ; accepted 28 April 201 1 

Key indicators: single-crystal X-ray study; T = 295 K; mean cr(C-C) = 0.004 A; 
R factor = 0.037; wR factor = 0.106; data-to-parameter ratio = 8.1 . 

In the title molecule, Ci 4 H 15 NO, the dihedral angle between 
the benzene and pyrrole rings is 1.99 (12)°. The cycloheptene 
ring adopts a slightly distorted boat conformation. 

Related literature 

For the interest and importance of indole derivatives, see: 
Csomos et al. (2007). For pyrido-fused cyclohept[ft]indole 
alkaloids, see: Bennasar et al. (1997). For crystallographic 
studies of cyclohept[fe]indoles, see: Archana et al. (2010). 



Data collection: CrysAlis PRO (Oxford Diffraction, 2010); cell 
refinement: CrysAlis PRO; data reduction: CrysAlis PRO; 
program(s) used to solve structure: SHELXS97 (Sheldrick, 2008); 
program(s) used to refine structure: SHELXL97 (Sheldrick, 2008); 
molecular graphics: ORTEP-3 (Farrugia, 1997); software used to 
prepare material for publication: PLATON (Spek, 2009). 

RJB acknowledges the NSF MRI program (grant No. CHE- 
0619278) for funds to purchase an X-ray diffractometer. 



Supplementary data and figures for this paper are available from the 
IUCr electronic archives (Reference: HG5032). 
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S-Methyl-T^^^O-tetrahydrocycloheptalftJindol-eCS^-one 



R. Archana, E. Yamuna, K. J. Rajendra Prasad, A. Thiruvalluvar and R. J. Butcher 



Comment 



Indole derivatives condensed with different heterocycles are physiologically active compounds found in abundance in ma- 
terials such as pharmaceuticals, alkaloids and potential therapeutic agents (Csomos et al, 2007). Ervitsine and Ervatamine 
(Bennasar et al, 1997) were important class of pyrido fused cyclohept[Z>]indole alkaloids. Recently we have reported crys- 
tallographic studies for some cyclohept[6]indoles in our laboratory (Archana et al, 2010). 

The molecular structure of the title compound, with atomic numbering scheme, is shown in Fig. 1. In the title molecule, 
C14H15NO, the dihedral angle between the benzene and pyrrole rings is 1.99 (12)°. The cycloheptene ring adopts a slightly 
distorted boat conformation. 



To a solution of 7,8,9, 10-tetrahydrocyclohepta[6]indol-6(5#)-one (0.199 g, 0.001 mol) in 5 ml acetone added powdered 
KOH (0.280 g, 0.005 mol) in ice cold condition. After few minutes methyl iodide (0.13 ml, 0.002 mol) was added drop 
by drop with vigorous stirring and the reaction mixture was stirrired for 15 min at room temperature. Benzene was added 
to the reaction mixture and insoluble materials are removed by filtration. The benzene solution was washed with saturated 
NaCl solution, dried by using Na2SC>4 and evaporation yielded the title compound (0.191 g, 90%). This was recrystallized 
from benzene and ethyl acetate mixture. 



Owing to the absence of any anamalous scatterers in the molecule, the Friedel pairs were merged. The absolute structure in 
the present model have been chosen arbitrarily. H atoms were positioned geometrically and allowed to ride on their parent 
atoms, with C— H = 0.93 - 0.97 A and t/ iso (H) = 1.2 - 1.5 times <7 eq (C). 



Experimental 



Refinement 



Figures 




Fig. 1. The molecular structure of the title compound, showing the atom-numbering scheme 
and displacement ellipsoids drawn at the 30% probability level. H atoms are shown as small 
spheres of arbitrary radius. 



sup-1 



supplementary materials 



5-Methyl-7,8,9,10-tetrahydrocyclohepta[6]indol-6(5H)-one 



Crystal data 

C 14 H 15 NO 
M r = 213.27 
Orthorhombic, Pca2\ 
Hall symbol: P 2c -2ac 
a = 8.6999 (2) A 
b= 14.1805 (3) A 
c= 9.1392 (3) A 

F= 1127.49 (5) A 3 
Z=4 

F(000) = 456 



D x = 1.256 MgnT 5 

Melting point: 338 K 

Cu Ka radiation, X = 1 .54 1 84 A 

Cell parameters from 2006 reflections 

9 = 4.8-73.4° 

\i = 0.62 mm 1 
7=295 K 
Chunk, pale-yellow 
0.47 x 0.35 x 0.20 mm 



Data collection 



Oxford Diffraction Xcalibur Ruby Gemini 
diffractometer 

Radiation source: Enhance (Cu) X-ray Source 
graphite 

Detector resolution: 10.5081 pixels mm" 1 
co scans 

Absorption correction: multi-scan 
(CrysAlis PRO; Oxford Diffraction, 2010) 

r min = 0.803, r max = l.ooo 

1 1 84 measured reflections 



1 1 84 independent reflections 

1 148 reflections with / > 2o(T) 
0.020 

9max = 73.6°, 9 m i n = 6.0° 

/i = 0^10 



£ = 0^17 
/=0— 11 



Refinement 

Refinement on F 
Least-squares matrix: full 

R[F 2 > loiF 1 )] = 0.037 

wR(F 2 ) = 0.106 

S= 1.07 

11 84 reflections 

147 parameters 
1 restraint 

Primary atom site location: structure-invariant direct 
methods 

Secondary atom site location: difference Fourier map 



Hydrogen site location: inferred from neighbouring 
sites 

H-atom parameters constrained 

w = V[a 2 (F 0 2 ) + (0.0678P) 2 + 0.065 IP] 

where P = (F 0 2 + 2F 2 )/3 

(A/o) max = 0.001 

Ap m ax = 0.14eA~ 3 

Ap min = -0.13 e A~ 3 

Extinction correction: SHELXL97 (Sheldrick, 2008), 
Fc*=kFc [ 1 +0 .00 1 xFc V/sin(29)] " 1/4 
Extinction coefficient: 0.018 (2) 
Absolute structure: see Refinement section in Supple- 
mentary materials 
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Special details 

Geometry. Bond distances, angles etc. have been calculated using the rounded fractional coordinates. All su's are estimated from the 
variances of the (full) variance-covariance matrix. The cell e.s.d.'s are taken into account in the estimation of distances, angles and tor- 
sion angles 

2 2 
Refinement. Refinement of F against ALL reflections. The weighted i?-factor wR and goodness of fit S are based on F , conventional 

R- factors R are based on F, with F set to zero for negative F 2 . The threshold expression of F 2 > 2o(F 2 ) is used only for calculating R- 

factors(gt) etc. and is not relevant to the choice of reflections for refinement. R- factors based on F 2 are statistically about twice as large 
as those based on F, and R- factors based on ALL data will be even larger. 

Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (A 2 ) 
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Atomic displacement parameters (A 2 ) 
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